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Analytical Procedure: 

All samples were received and logged in by the laboratory according to the USEPA New England 
Laboratory SOP for Sample Log-in. 

Sample preparation and analysis was done following the EPA Region I SOP, EIA-LCMS_STA.O. 

The SOP is based on an EPA Regional Analytical Method developed at the EPA New England Laboratory. 

Date Samples Received by the Laboratory: 06/08/2011 

Data were reviewed in accordance with the internal verificahon procedures described in the EPA New England OEME 
Chemistry QA Plan. 

Results relate only to the items tested or to the samples as received by the Laboratory. This analytical report shall not be 
reproduced except in full, without written approval of the laboratory. 

Rel'()rt may contain multiple sections and each section will be numbered independently. 

If you have any questions please call me at 617-918-8340 

Sincerely, 

jl~ 
Daniel N Boudreau 
Chemistry Team l eader 



DATA QUALIFIERS 

RL Reporting limit 
J Estimated value 
E Estimated value exceeds the cal ibration range 
L Estimated value is below the calibration range 
B Analyte is associated with the lab blank or trip blank contamination. 
R No recovery was calculated since the analyte concentration is greater than four times the spike level. 
NI> Not Detected above Reporting limit 
NA Not Applicable due to high sample dilutions or sample interferences 
ME Matrix Effect · Sample matrix was responsible for either cohanced or suppressed ionization within the 

electrospray ionization probe 

NARRATIVE 

Aqueous samples (500mL) were extracted using a sol id phase extraction (SPE) technique, following EPA 
Method 1694, in which samples were passed tlu·ough a cartridge containing a solid sorbent material which 
pre-concentrates the target compotmds onto the sorbent. The target compounds (TCs) were then eluted off the 
sorbent material using methanol. The resulting eluant is concentrated to drynesc~ and re-constituted to a final 
volume of 1 mL with 20/80 Methanol/Water. 

A SuL aliquot of the sample extract was injected into a High Performance Liquid Chromatograph (HPLC), 
and the TCs were separated chromatographically using a C8 HPLC column running a methanol I water 
gradient. The ionization mode used was clectrospray with the polarity operating in the positive mode. The 
TCs were detected using a Waters Acquity TQD Tandem Quadrupole Mass Spectrometer. The tandem 
quadrupole is used to perform multiple reaction monitoring (MRM) where the precursor ion of interest is 
fragmented to product ion(s). 

Quantitation was performed by the internal standard cal ibration method using isotopically labeled analogues. 
Sulfamethazine 13C6 and Primidone dS were used as a surrogate compounds to monitor extraction efficiency. 



Comments: 

Client Sample ID: 

Date of Collection: 

Date of Extraction: 

Date of Analysis: 

V()Jume Extracted: 

CAS Number 
61 1-59-6 
103-90-2 
29122-68-7 
58-08-2 
298-46-4 
486-56-6 
51·68-1 

US ENVIRONMENTAL PROTECTION AGENCY 
NEW ENGLAND LABORATORY 

Rl DEM I EPA Sampling 

HPLC/MS/MS Source Tracking Analysis 

SD-239 

6/812011 

06/09/201 I 

061161201 1 

180mL 

Compound 
I, 7-Dimethylxanthine 
Acetaminophen 
Atenolol 
Caffeine 
Carbamazepine 
Coli nine 
Sulfamethazine 

Concentration 
ng/L 

27 
83 
ND 
470 
ND 
43 
ND 

Lab Sa.rnple I D: 

Ma~rix 

Final Volume: 
Extract Dilution: 
pH: 

RL 
neiL 
5.6 
5.6 
5.6 
11.2 
1.1 
1.1 
1.1 

ABI8390 

Water 

l mL 
I 
N/A 

Qualifier 

Surrogate Compounds 
Primidone d5 
Sulfamethazine 13C6 

Reronries (•lo) 
4 1 

QC RangH 
23- 181 
15 - 132 27 

Page I of3 



Client Sample 10: 
Date of Collection: 

Date of Extraction: 

Date of Analysis: 

Volume Extracted: 

CAS Num ber 
611-59-6 
103-90·2 
29122-6&-7 
58-08-2 
298-46-4 
486-56-6 
57-68·1 

US ENVIRONMENTAL PROTECTION AGENCY 
NEW ENGLAND LABORATORY 

Rl DEM / EPA Sampllng 

HPLC/MS/MS Source Tracking Analysis 

SD-239·8 

6/8/2011 

06/09/2011 

06116/2011 

175mL 

Compound 
1,7-Dimethylxanthine 
Acetaminophen 
Atcnolol 
Caffeine 
Carbamazepine 
Cotinine 
Sult:-unethazine 

Concentration 
ng/L 

42 

84 
NO 
530 
ND 
41 
NO 

Lab Sample 10: ABI8391 

Matrix Waier 

Final Volume: I mL 
Extract Dilution: 1 
pH: N/A 

RL 
ng!L Qualifier 

5.8 
5.8 
5.8 
116 
1.2 
1.2 
1.2 

Surrogate Compounds 
Primidone d5 
Sulfamethazine 13C6 

Reco,·crles (%) 

32 
QC Ranges 
23- 18 1 
15. 132 9 

Comments: The Sulfamethazine surrogate recovery is below the QC limit Surrogate recovery for Primidone is within 
specification. 
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Comments: 

Client Sample 10: 

Date of Collection: 

Date of Extraction: 

Date of Analysis: 

Volwne Extracted: 

CAS Number 
6 11-59-6 
103-90-2 
29122-68-7 
58-08-2 
298-46-4 
486-56-6 
57-68-1 

US ENV IRONMENTAL PROTECTION AGENCY 
NEW ENGLAND LABORA I'ORY 

Rl DF.M /EPA Sampling 

HPLC/MS/MS Source Tracking Analysis 

Evergreen 
6/81201 1 

06/09/20 I I 

06/ 16/20 I I 

SOOmL 

Compound 
I, 7 -Dimetbylxanthine 
Acetaminophen 
Atenolol 
caffeine 
Carbamazepine 
Cotinine 
Sulfamethazine 

Concentration 
ng/L 

J2 
ND 
ND 
22 
1.5 
6.2 
NO 

Lab Sample ID: 

Matrix 

Final Volwne: 
Extract Dilution: 
pH: 

RL 
ng/L 

2.0 
2.0 
2.0 
4.0 
0.4 
0.4 
0.4 

A818392 

\Vater 

I mL 
I 
N/A 

Qualifier 

Surrogate Compounds 

Primidone dS 
Sulfamethazine 13C6 

Recoveries (%) 
88 

QCRangl"! 
23- 181 
15- 132 3 1 
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Client Sample I D: 
Date of Colle<:tion: 

Date of Extraction: 

Date of Analysis: 

Volume Extracted: 

CAS Number 
611-59-6 
!03-90-2 
291 22-68-7 
58-08·2 
298-46-4 
486-56-6 
57-68-1 

US ENVIRONMENTAL PROTECTION AGENCY 
NEW ENGLAND LABORATORY 

Upper Norwalk River - Norwalk, CT 

Laboratory Blank 

N/A 

N/A 

06/09/201 1 

06/16/201 1 

500 mL 

Compound 
I, 7 ·Dlmethylxanthine 
A~taminophen 

Atenolol 
Caffeine 
Carbamazepine 
Cotinine 
Sulfamethazine 

Concentration 
ng/L 

NO 
NO 
NO 
5.4 
NO 
ND 
ND 

Lab Sample 10: 

Matrix 

Final Volume: 
Extract Dilution: 
pH: 

RL 
ng/L 

2.0 
2.0 
2.0 
4.0 
0.4 
0.4 
0.4 

N/A 

Water 

lmL 
I 
NIA 

Qualifier 

Surrogate Compounds 
Sulfamethazine 13C3 
Primidone d5 

Recoveries(%) 
50 

QC Ranges 

76 

Comments: CAffeine w&~ d~tect.u! it: the laboratory blank just above the reporting limit. Samples will be qualified as 
"B" if lllt value of caffeine found in the sample is < 3X the concentration found in the blank. 



PARAMETER 

I ,7 -Dimelhylxantlune 
Acetaminophen 
Atenolol 
Caffeine 
Carbamazepine 
Cotinine 
Sulfamethazine 

PARAMETER 

I, 7-0imethylxanlhine 
Acetaminophen 
Ateoolol 
Caffeine 
Carbamazepiue 
Cotinine 
Sulfametl1azine 
Urobilin 

t:S BNVIRONMENTAL PROTECTION AGENCY 
NEW ENGLAND LABORATORY 

MATRIX SPIKE RECOVERY 

Sample ID: AB 18387 

SPIKE SAMPLe MS 
ADDED CONCENTRATION CONCENTRATION 

ng/L ng/L og/L 

120 8.8 91 
120 ND 80 
120 NO 99 
240 12 191 
24 NO 22 
24 2.4 21 
24 ND 14 

LABORATORY DUPLICATE RESULTS 

Sample 11): AB 18386 

MS 
% 

REC 

68.5 
66.7 
82.5 
74.6 
91.7 
77.5 
58.3 

SAMPLE SAMPLE DUPLICATE PRECISION 
RESULT RESULT RPD 

n ngiL % 

II 8.7 23.4 
1.7 1.3 26.7 

NO NO NO 
17 23 30.0 
7 6.9 1.44 

2.0 !.9 5.13 
NO ND ND 

NO NO 

QC 
LIM ITS 
(% REC) 

7 - 120 
I • 120 

40 - 146 
12 - 138 
27 -144 
48 - 131 
30- 130 

QC 
LIMITS 

50 
50 
50 
50 
50 
50 
50 
50 
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COMPOUND 

1.7 . l)unethylxanthme 
Acetaminophen 
Atenolol 
Caffeine 
CarblllllJlzepine 
Cotinine 
Su!inmotlu?•n• 

Cumments: 

US El\VIRONMENTAL PROTECTION AGENCY 
NEW llNGLANJ) I.ABORATOIW 

LABORATORY FORTIFIED BLANK (LFO) RECOV ERY 

SPIKE LFB LFD 
ADDED CONCENTRATIOI'\ RECOVERY 

ng!L ng!L % 

120 128 107 
120 115 95.8 
120 125 104 
240 220 91.7 
24 22 91 7 
24 21 87.5 
24 II 45.8 

QC Pagc 2 of2 

QC 
LIMITS 
("'. REC) 

14. 1~5 
43. 129 
45. 136 
57. 132 
39. 13<> 
60- 127 
30- 130 



(~l ENVRJNI.IEHT.-t. PRO~NJCNC'f 
, ::::::;.' REGION 1 

CH.A IN OF CUSTODY RECORD 

PROJ NO. .I PROJECT NAME 

/IOt.ool~ p DeH /&?A- ~""""f\:~ NO 

SAMPLERS IS.ro.r.,./altf ~ OF 

-~ REMAR KS 
COH-.. .. TAINERS 1:1. 

STANO DATE liME :1 c 
STATION LOCATION :(!_ 8 cr 

! " 
rlB/11 111 :'-lo 1'/( 'S0-239 I -r-
'fde/t1 11 :~' X $\>-2-39--1?> I '25 
J;/v IHO .Xl f:_ve..-,:.~ ( ~ 

I 

I I 
I I 

I I 
Atii~ tS.7'LN9/ l</t/t~~~~~;~0 
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